The pure metal was dissolved in concentrated fluoric acid (40%). Diphenylguanidine (Aldrich, 98% purity) dissolved in ethanol was added to the solution and slow evaporation of the solvent at room temperature was allowed for several weeks. The remaining solid was then dissolved in ethanol and after a few weeks small, green crystals were formed, from which a good quality specimen was choosen for X-ray analysis.
Discussion
The guanidinium cation group is planar, with the sum of the valence angles around CI equal to 360.0(3)°. The N2-CI and N3-CI bond lengths are 1.333(4) Ä and 1.340(5) A, respectively, while N1-CI is slightly shorter [1.314(5) A]. The former lengths are close to the expected value for a delocalized C-Ν bond (1.339 A). The latter is larger than the value expected for a Cs/Γ-Ν bond (1.295 A) suggesting some charge delocalisation occurring on the guanidine fragment upon protonation. The angle between the least-squares planes of the two phenyl rings is 43.8(2)°; both phenyl rings are oriented anti to the terminal unsubstituted N1 atom as shown by the dihedral angles N1-C1-N2-C2 [-152.4(4)°] and N1-C1-N3-C8 [-150.2(4)°]. Different conformations of this cation have been found in other diphenylguanidine compounds, namely syn-anti [2] and syn-syn [3] which has been explained by the low potential barrier for rotation of the rings about the C-Ν bonds. The transition metal atoms are located at the special positions which have a 1 site symmetry. The anion is highly disordered as seen from the large anisotropic displacement factors of the fluorine atoms. It should be emphasized that disorder is often found in oxofluoro-anions [4] . The value of 0.509( 11) obtained for the occupancy of F3 atoms, the elongation of the V ellipsoid towards F3 as well as the orientation of the Fl and F2 ellipsoids indicate that VFs 2-pyramids are present randomly up and down. In a similar synthesis, using L-arginine instead of diphenylguanidine, an hexafluorovanadate ion was stabilized in the structure [5] , with slightly larger V-F distances. Also, other fluorovanadate ions often exhibit fluorine bridges leading to polymeric structures [6] . Each anion is linked with four symmetry equivalent cations via hydrogen bonds. (7) 0.0354 (5 
